Colourless crystals of (C6Hs)3PbCI.[(CH3hN]3PO have been grown by mixing the two components in acetone solution, in which the complex is monomeric. They were recrystallized from acetone or benzene.
Precession and Weissenberg photographs yield space group P2~/n and cell data, at 20°C: a= 18-35 (6), b= 15.62 (5), c=9.43 (5) A,, fl=93°30 ' (10'), Z=4. Din= 1"50 (2), 20°C.
Origin of the specimens
A number of crystalline 1 : 1 molecular addition compounds of triphenyllead halides (and pseudohalides) with a variety of electron-pair donor ligands have been prepared and characterized for the first time in our laboratory. One of them is (C6Hs)3PbCI.[(CH3)2N]3PO. It can be very easily prepared by dissolving 1 g of triphenyllead chloride in a 5 % acetone solution of the Lewis base. On slow evaporation of the solvent, colourless crystals are obtained, which are filtered and washed with anhydrous ether. These crystals were recrystallized from acetone or benzene.
Chemical characterization
The stoichiometry was confirmed by elemental analysis and molecular weight measurements in benzene (Table 1) . The compound is stable to moist air and mild heat, soluble in benzene, acetone, dichloromethane, dimethylformamide, insoluble in anhydrous ether. Molecular weight determinations show it to be monomeric in solution. The lowering of P=O stretching vibrations in both infrared and Raman spectra shows that the Lewis base is coordinated to lead-(IV), which is five coordinated.
Crystal geometry
Precession and Weissenberg films were taken at 20°C with Ni-filtered Cu K radiation (2= 1.5418 A,). Zero and first level photographs of (010)*, (100)* and (001)* show the crystal to be monoclinic with systematic absences 0k0 with k odd and hOl with (h+ l) odd, which uniquely determine space group P21/n. The following cell dimensions were obtained from the precession films, corrected for film shrinkage:
a= 18"35+0.06; b= 15"62+0"05; c=9.43 +0-05 fl=93°20'+ 10'; V=2698 A,a; Z=4 M.W. 653"16; Dm(20°C)= 1"50+0"02, Dx= 1"607 g cm -3 .
The experimental density Dm was obtained from three sets of measurements on the Berman balance, with values ranging from 1.49 to 1.51 g cm -a.
The crystals were observed to change after exposure to X-rays for several hours. Freshly grown crystals, transparent and colourless, become opaque, off-white, and lose their lustre.
Crystal morphology ,
Morphological symmetry confirms point group 2/m. In habit the crystals are thick tabular on (100), elongated along b. All forms were determined by two-circle goniometry. The form combination comprises four parallelohedra: the dominant {200} is always accompanied by {101 } and {10T}, all crystals being anhedrally terminated save one, which showed {020}. With the exception of {110}, the common forms come in the sequence of decreasing importance predicted by the Generalized Law of Bravais (Donnay & Harker, 1937) , as shown in their Table 1 . The absence of {110} indicates (Donnay & Donnay, 1961 a, b) morphological halving and structural pseudohalving of d (110), so that the form must be written {220}. No cleavage was observed. 
Powder data
The crystals are so soft that trying to grind them into a powder tends to destroy their crystalline character. We therefore used a single crystal in the Gandolfi camera to obtain a powder pattern (Table 2) . With a 10-hour exposure, at 36kV, 16mA, with Ni-filtered Cu K radiation, only five powder lines could be measured.
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A very inexpensive device for collecting X-ray data below the ambient temperature
In order to study a hydrated crystal which will decompose above 13°C, kept in a Lindemann tube, a system has been conceived made up of three parts:
(A) a freezer of 50 litres capacity, 300 watts; (B) a rectangular box with large dimensions; (C) a large tube joining the freezer and the box to be cooled.
The box B is made of aluminum or of galvanized sheet metal and is insulated from the inside by polystyrene foam. The box is sufficiently large to enclose the X-ray diffraction camera (single crystal, Weissenberg or precession).
The top of the box is closed with a lid. The lateral face E of the box is replaced by a PVC plastic sheet capable of transmitting X-rays. The sheet is perfectly glued to the box borders and is in a loose condition so as to permit the adjustment of the camera close to the X-ray tube in the usual manner. In the 
Characteristics
This arrangement permits the maintenance in the chamber of a temperature of 10°C for several months, when the ambient temperature is between 25 and 30°C. Probably the temperature could be lowered even further by circulating the air (ventilator in C and an extra tube for air return).
Advantages

-
The installation is very simple and costs very little as the freezer is not modified and could be used at any time for other purposes.
-the diffraction chamber is easily accessible.
the supervision required is practically none.
No frosting problems of sample or blocking in tube: all the frost takes place in the freezer which can be defrosted quickly once a week.
Remarks
-The PVC carbonizes with time over the area where X-rays penetrate but this orifice does not appreciably affect the temperature obtained.
If it were possible to have a freezer of several hundred litres capacity, we could put both the chamber and the X-ray tube in this freezer. This would permit the lowering of the temperature to around 0°C. 
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